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VERWENDBAR ALS MEDIKAMENTE, UND VERFAHREN ZU DEREN 
HERSTELLUNG 
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2 DIUREA DERIVATIVES USEFUL AS MEDICAMENTS AND PROCESSES 
FOR THE PREPARATION THEREOF 
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Publication info: HU50116 A2 - 1989-12-28 

10 PROCESS FOR PRODUCING DIUREA DERIVATIVES AND 
PHARMACEUTICAL COMPOSITIONS CONTAINING THEM 
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Publication info: JP2117651 A - 1990-05-02 

13 Diurea derivatives useful as medicaments and processes for the 
preparation thereof 
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14 / DIUREA DERIVATIVES USEFUL AS MEDICAMENTS AND PROCESSES 
J FOR THE PREPARATION THEREOF 
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preparation thereof 
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yft^^rc, - us ^ (vn) -e««Kftt»B^p 

iUfeifRK;^ $ y K i ^ f a i 

- « ^ (\U) -C ^ ^ H * ^ 6X ^> p y v ft ^ i Lt 
tt, •ULtf^/f^mi^DMK, / r » tit 
m 9 a y 4 Y , if >uetB[^p ■» K, 7 x - A- 



^ h y t> ^ , zkBMfc a v •> a 
N,N-v>/*-A*T-y>'0$n 
^ o w « ® -fr h *> • 
RBSKiLttt, n,n- 

K , ^ P P * A- A , ^ -hf X 
X, + t X , X — f A* , 

^ o a d; a* A , & 9 u u } i 

, -us:^: (n) t^^n^ 
^- p y ^fk^^osiDKt^ 

a- tit%m (a) oRiBicfr^ 

T K S9:5t "5 H 6 o 

S 6D-ft «! £-T * -t © 

^ (I) O ft.# to K fr.Vt Z> 

7 i - A,i<ot^^o^, 
0 r?y***y*u<tt 



i- h >j ^ a , 7k ft 

, h u x ^ a- t e y, 

>> /« f a; * A A T £ 

, h A* X ^ , ^ U 

x f 9 p .p x ^ v 

tlt'U^o £ 15 © 

r * y ft ^ to £ N 

H * i y Wl ^ * T 



T A * A 7 £ 
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© 7 *s *> * * > £ t . K p *f&K:3C&:r*;fi 

z*> 1 *>X*Wk7 t y * l < 

^ * * ft R 15 rt» m ^ b H * tfi , ftK7*TKVk 

siou^ ^h, tntS7c it 7 ^^ii 
a a * w t * y <t # # a -e a * . ^ i.^oijeic 

§ & - h ° £ 3r # & 7 * yi^mtu 

ttt, '* 9 *J * 7 * - ^ V * A, f m B±t£ 

E tr> m ^ *b H 6 p 

»f «7 c ; m<o 7 *7 $ y&^ose&w:, 



?5 IS] ¥2-117651 (7) 

# B* as * to fc'ORj&tsfcKtfttfcffl^fcffiffior 
•> a, it # m m x- « 6 o 

6, * I ft ft to <D M & M ** t ft * # 7 is it 
^fe (fl) HWTO^Ik: 

/^Y (CH *) n ' C0Y +B , -NH, 
(DC) (X) 

^ v-v'CCHOn.NHR 1 
\«^. (CHj)ntNHR i 

(fi) Hl ^^•^ + , R o t8 ; C0Y X 0 &7C 

oa) an) 

(**.Ytt, 7k £ £K X tt - P 7* X ffi n s , n< 

tt 0 X tt 1 75 S 5 O , R 18 , R ,a tt^^R' ( 

- fft ^ (H) -0 ^ « K 6 7 * - \s y y 7 i y'&2$ 

ten 



& * (X) t^^*i57 f -/ ft # to fc R IB « * 

(I) - tf: ^ Oil) t^^tii^7 * y it G to t - JK 
* (xu) -c*^^n^^^^^^ ft to £ * R is 3 
-t o &m m k x p st 7c -r * t £ *c x ^ -c « 
ft b n * o 

it * to (lx) t it & w (x) xwi^n (xirt <t ^ 



«j (xn) io^iD® 






K 


&5e3 














K 15 » m t LX 


X ^ 


, -N * If 




$ 


h A' X 


y , * y \s * , 


9 v zj / 


V , ^ D 


D 


Its 




N , N - * / T * rfv 


jf a T $ K 


* d» ffl ^ 




tl 




RID ^ IE id 3 * 6 


*^ tc h y 


/ * *> 7 






, b y 






m m 1- h 


y 


0 


^ , & 


a* 7k x * b u ^ 




31 ^ K Jdn 


L 


X 


% x ^„ 




A* X I/', -< 


^ -tr x t 




y 


ix ^ , 


^ h 7 t K P 7 7 


X , *^ ^ =^ 


If X , X 




T 


A> & <0 


» ^ * , 7k $ ffc y 


f- ? ^ 7 ^ 






7k 


% it # 


V 7* 1- A, 7 ^ i 


^ f A . 7k 


3? Ik * * 


( 


2 





* y x y y 


) T A> ? ^ ^ A 


7" h 


IJ ^ A , # 7 ^ 


7^ h 7 t K p 


7 7 x m ^ . ^ 


7 ^ Wit y / T ** m 


* » -c » a -r 


Z> t t K t D 'fi 




o 


R Id fi fit tt 


ii& * ?k ^ T 7b m 


m u t 


et £9: Si •$ jft & o 


t<o J: H 


Lt«a«ii/: 




<k^^ (r) «: 






L X fif 


ft (C X 5 ts 




l *« « m ^ n 


^> o 


m, nnn , 


» as . ^ ^ it 






b 7 7 7 < - 


3? O S «» O ft 


# & fls ^ asffi l 


-c 


it o 


( % W o 


) 






* « M ^ ^ 


«to ( i ) X tt -t o 




ACAT B^X %r 




^ x i? jfi ^& fi k: 


^ -c 






O 3 U ^ 7" P ~ 


A' X ^ 


^ w o « ft ^ 


» nfl -r % o t 




IS T SJ 


-t it tft L X , 


3 U ^ 7" D — 


^ o i @ ^ lb <o 


OR i|X ^ 


» flfil L , JPF « 




IX ^ 7" D — A' O 


* lb » 


ffi -f 6 
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a, *o*.w: f aarag, — a ift jfe 38 ft , ^'bi, 
^ffisi^^io'^i^o^Ki, « « k m m x- h 

fc * <0 -C * * o 

i) acat m%mmm& 

HSfeflJ *1T* f JFF$*By-AOTVA' -CaA 
J n — j\s 7 'S As h 7 V * 7 

x 7-*(ACAT)?S1£K:*t:r*|£§ 

«Slff J^oy-At H«!der x) O # j£ K % o 

0. 1 5 4 M 'J x ft ( P H 7. 4 ) , 2 mM s> 

* * u <f h-~*'36*ll*r 1 llHll7X'7 p *i', 
10-100^g ^oy-Ai^fC, Suckling 2 * O 

o # m k & •=> -c n sn l fc u ^ y - a ^ 2 0 % v/v 

£&5i®<£0*7*7^ K * »J - (Sprague-Dewley) 
<0 «l & ? 7 KCai/^f B-*l,5%fcBfH 
0. 5 % # * * ft * 7 B M 4 A. , tl05gM, 

R W ft * ( I ) 1 B lUgp/yfK^t 

ifilL, IffilOia U^f a - /t'S^'HDL-s U 

«HEf 5C W , * - ? » , 3 %r \ * <r - 1- A* * 7 
9 y - i) * * 5 * h U - T x K * 'J * # 
^ h V-ff 19t 838 R 1981 *P 

(Siedel, J., et al ; J.Clin. Cheni. Clin. Biochem. 1_9 
838(1981)) Kfc®-$tlXV>Zl5m-C t * fz 

hdl - ai/^f o-^oi^n'j f v v m 1 1 

3| 628M1976^( Ishikawa, T. T. f et. al., Lipids 
\l 628 ( 1976)) K 15© <? K T ^ * % i& X ft ft 

L ftK*%Wil&m (!) X tt -t O 



ft IS1 ¥2-117651 (8) 

, 37r, 5 a m so a -r a . -t- 1 - "c 

^ i/^- < ^ CoA tttf, 3 6 *M * U -f Co A 
irJo^, 37t, 1 0 ft ft to i& L & , * o o * 
a- 2+ / t ^-/-^( = 2/ l)IS»PL-CRi5*i» 
ik-T^o ft # , * o p *yuAJiK:teflb<SH6 

7 4 - K X Jft#f£t£*fl"J5£LACAT 



1 



* <* ft # «0 


IC M % (M) 


,NHCON(C 4 H 9 ), 

0 

NHC0N(C 4 H s ), 
7 / U 4.387,1 05 
*iffi*!J341 ({IL. |S]*tt09 




6.6 X 1 0" 7 




1.8 X 1 0" B 




4.4 X 1 0" 8 



1) J. G. Heider et. al. J. of Lipid Rea. Vol. 24. 1 1 27-34 
( 1 983) 

2) K. E. Suckling at. al. FEBS Letters. Vol. 151. No. 1 
111-116, (1983) 



* 7 a - ^ f J ^ ^ o 

* R W ft -fr * (I) «>*<0*S*£JjZ#<!: L t * 

^ * »! J ffi ffl # . ga^^l^^ffl^-C. & # # ffl 
3*x-C^*;£i£K; X o -C *H K * £ £ *» -c ft a. 

M J , ^fiiJ^^ J: i@Pfi4, 4>a^W:Bf^ f «35 

Al BSD 50 - 500mg^S"C-*l?, tn^rilHl 
t, ?>^H2 - 4i°iec^^-ci9:#-tao 

( n m w ) 

feA T K n fa * 85 L , ^^BJ^IEfrCef^KIA 

W "t *> o H M #J 1 3 1 1 H - NMR W: TkJR^B^^^^ 

* Y A* % , mp|iSt,U, Mass tt ® fi ^ M ^T, 
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* tt 1. 



0o P, 



N,N' - i> *y 9 a ^ f- _ m _ ^ tj u ^ & 7 

* * 1 g * n - -v * y 50 *g ft? L , * # T ft 

# L ft <b 2,4 - 7 A> * a 7 x^^^f y * * 

- H 1.048 *: # tr n - ^tfy 5 B /t«TLfc. 

fc « 4 D^y-;ut^MJlL-C 1 , 3 - * * [ 

[ l - y^D^7-^yu_ 3 _ f 2>4 _.^ 7yU;< . D 

7 1 ) K] >f 1.6g # 



»l!n ¥2-117651 (9) 





C(*J 


HW 


NW 


ttfttt 


6 7.6 9 


6.6 3 


8.7 7 


fli] fit 


6 7.6 8 


6.7 J 


8.7 4 



1 twmKLXKoit&yotntzo 



2. 



/F 0 CH 
F "^^-NH-C- N-CH, ■^^-CH.-N- C- NH-/^- F 

A ° ^ 

CH, CH, 

1,4 - ^ ^ [ [ 3 - C 2,4 - S> 7^*07*- 
M y 

(j) mp 167 - 168 °C 



/Co 




(ii) 


Mass C F A B ) 


m/ z 


53 1 C M+ + 1 ) 


(i) 


mp 71 - 72 °C 


(IIP 


7c m ft m fit c c„ 


H ao N 4 O t F 4 


t t X ) 


(ii) 


Mass C F A B ) m/z 63 9 (M + + l ) 






CM 


H(# N(0 


(110 


7C % ft #f ft C C 3fl H 42 N 4 O t F 4 i Lt ) 






6 3.3 9 


5.7 0 10.5 6 










6 3.4 0 


5.9 3 10.4 2 



n m 9i 3. 



W ,Nv /NH. 



\CH,),CH, 



7 P 7" !> W >f Y*)jfif-Ji>'}*<y*£y 
(i) mp 132 - 133 *C 

Mass C F A B ) m/% 5 27 ( M + + l ) 

(iiO 7C % ft ft fit C C„H M H 4 O t tLt) 

C(# H(0 N(<0 

It 31 ft 7 2.9 6 1 0.3 3 1 0.6 4 

H iPl] fit 7 2.7 2 3 3.2 4 1 0.4 4 

&ffi#J 4. 

F O CH, 
F-^^^-tfH-C-N- CH f -^^-CH,-N-C-hH-^^- F 
CH, O F 



1,4- * [ [ 3 - ( 2,4-^7^*07*- 
(I) mp 196 - 198 r 

(il) Mass (FAB) m/z 4 7 5 ( M + + 1 ) 

(iiD 7C % ft ffi fit C C t4 H„N 4 O t F 4 iLt ) 



* m m 5. 



C(*) 
6 0.7 6 
6 0.8 1 



(CH^CH, 



HW 
4.6 7 
4.8 2 



1 1.8 1 
1 1.6 1 



4 



CCH^CH, 



N,N'- i> ?* y a* - m - + is \s y it 7 $ v 83 3 ng 
^ n - 20 tDUg^L, * T ft # L ft 

# *b 2 , 4 - i> 7 A* ;#* a 7 * — >u 4 y y 7 * - h 
620 nstttf n--v + fy 5 ra /^|TL/; 0 g © 



ijfAs-hyJ***-* h ? ? 7 < -ICtMLt 1, 
3 - * * [ [ 1 - T *S * - 3 - C 2,4 - *} 7 * 
u 7 j. - A* ) y \s A y ] } 1- * ] *< *s % s 750 mg 

(j) 'H - NMR C CDCl, , 9 ppm ) 

0.88(6H, t), 3.36C4H, t), 4.60C4H, s) 
(ID I R C cm-i ), 1660, 1540, 1440 



CH 



I p 3 - * * [ [ I -'/^ ^ - 3 - f 2, 

V -faf > 

()) »H - NMR C CDCl, , * ppm ) 

4.48(4H, s), 6.24(lH, d), 8.02(lH,m) 



ft I8I ¥2-117851 (10) 

(jj) Mass (FAB ) m/i 66 7 f M + +l ) 

OH I R C cm-i ), 1672, 1536, 1432, 1 198 



n m m 7. 



,CH„ 



® 



1 , 3 - fcf * [ [ 1 -f^a->7 P *-;u-3-( p 
- / Y.+ is y * a J* ) 9 is 4 K ] > * ^ ] ^ 
-fx 

(j) 'H-NMR C CDCl,, ^ ppm ) 

3.74(6H, s), 4,52(4H, s), 6.68(4H, d) 
Mass (FAB) m/z 627 (M + + l ) 
CUD I R C cm-i ), 1646 , 15 14 , 1232 



% m n 8. 



, CH| V r 



! f 3 - f ^ [ C.i - >'^n^7*^^ - Z - f S 9 

(|) 'H-NMR ( CDC1 S , * ppm ) 
4.32C4H, s) 

(H) Mass (FAB) m/z 5 7 9 f M + +1 ) 

(ill) I R ( cm-t ) 2860, 1636, 1530 



OCH, 



& 0 



OCH, 



i , 3 - * * [ C 1 -v^orsr*-*'-3-( 



- y ^ «y 7 1 - ^ ) 7 ^ K ] ^ * ] r 8 * 

(]) 'H-NMR C CDCl, , * ppm ) 

3.76C6H, s), 4.48C4H, a) 
(jj) Mass (FAB) m/i 627 ( M+ + 1 ) 

(1 I R ( cm-i ), 1654, 1608, 1540, 1496, 

1456 



«ttti 10. 



0 



CH« F w 
CHP F 

<4> 



1 f 3 — ^ * [ [ 3 - ( 2,4 -&7*'*n7x^ 
^- >v ] V -tf V 

(I) 'H-NMR ( CDCl, , 9 ppm ) 

3.18(4H, d), 3.58(4H, s), 6.42(IH, d) 
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(jj) Mats ( F A B ) 
m I R C em-i ), 

%mn 11. 



m/t 6 3 9 ( M* + l ) 

2936, 1654 , 1616, 1524 



Tit 



F >- / 



CH,CH,-Q 



1,3 - * [ T 3 - C 2,4 -^7A-*°7*- 

/u ] v M V 
(j) 'H-NMR ( CDC1, , * ppm ) 

3.36C4H, t), 4.60C4H, s), 6.42C1H, d) 

Mass (FAB) m/i 439 (M + -l ) 

(lii) I R C cm-i ) f . 2960, 1652, 1616, 1532, 
1434 



Stftfll 12. 



0 O CCH,).CH, 
a / \ ( 
F- (V ffl-C-NCH, CH,N- 

F (CH,),CH, 0 F 



!r-C-NH-£^-F 



1 f 2 - * [ [ 3- ( 2,4 - ^7^^o7is 

/u ) - 1 ^ 7* ^ £ f >f Kjy^-A^J^y-tfy 

(|) 'H-NMR ( CDClj , 3 ppm ) 

0.88C6H, t), 3,36(4H, t), 4.68(4H, s) 
(ji) Mass C FAB) m/z 643 ( M + + 1 ) 

% 1fc fd 13. 

F 0 (CH.XCH, 
F -£^~NH - C -N- CH t -£^-CH, N-C-NH^^- F 
(CH^CH, 0 F 

N,N' - — 7 r f- * - p - * y ! ; \y y </ 7 % 's 
1.5g 4: n - ^ * * v 20 ml K jg ft L , * ft T fit # 
L fr * # » 2,4 - v> 7 ^ * ° 7 * - / 7 * - 

I- 1.4 g % tf n .*t/5n^ffiTL/:o £ & 





2 B$ M ft # ttflr tt l-ci^ 


IS ft iF $t L , > * 


(i) 


mp 69 - 70 t 






- * x-mg a, l x i,4 - tr 


* [ [ i — . r > 


(ii) 


Mass (FAB) m/i 


64 3 ( M + 






r = A. ) !> »✓ ^ K ] 


(P 


##fte C C M H 4B N 4 O t 


F« tU) 




+ * ] X s M v 2.3g * # *: 


o 






H{# N(* 


(j) 


mp 107-108 °C 






tt&fl 6 7.2 7 


7.2 1 8.7 2 


(jj) 


Mass f EI ) m/i 


64 2 (M + ) 




991 ffi 6 7.3 0 


7.3 3 8.7 0 



(iiD 7C * # #T fit C C M H 4fl N 4 0,F 4 tU) 





C(0 


H<*) 






6 7.2 7 


7.2 1 


8.7 2 


% m a 


6 7.2 3 


7.2 5 


8.7 1 



ffcttffl 14. 



0™ 

CH, 



(CHOhCH, 
(CH,) a CH, 



1 , 3 - \£ X [ [ 3 - ( 2,4-^7^^-0 7 x ja 
A- ) - 1 * 7* ^ A* £ U *f Y ] } + A> ] *< y V 



* tt W 15. 



,F 0 



9 



F -^^W -C-N-CHr^^-CH, -N- F 

6 5 F 

1,4 - fcT * [ r 1 -'sfu~ty+A>-a- ( 2, 
4-^7^^-07x^/1/) * U 4 K ] > A/ ] 
-< ^ v 

(j) mp 165 - 1 67 "C 

(ii) Mass (FAB) m/i 583 (M + +l ) 

(IiD 7t * # « tt ( C»H M N 4 O t F 4 at) 
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star® 





HW 




6 5.9 7 


5.8 8 


9.6 2 


6 5.9 6 


5.9 4 


9.5 8 



n m m 17. 



n « m i6. 



/F 0 



F-£^-NH-C-N-CH, -^~\-CHrU - C- NH-/^V F 

<*) 5 F 

i,4 - * * [ [ l - - ( 2, 

(j) mp 176 - 177 °C 

(jj) Mass C F A B ) m/i 6 11 (M + + l ) 

(iiD 7t%fttt 11 C C M H M N 4 0«F« tut) 

C($9 H(0 WN 

ft KM 66.8 7 6.2 7 9.1 7 

^SJfcft 6 6.6 9 6.2 8 9.0 8 



O F 



1 , 3 - * [ [ 1 -C/^a-%*5/A'-3- ( 2, 

4 -~y7A,*u7x-Ju) $ V 4 V ] / T * ] 

(j) mp 98 - 99 °C 

(jj) Mass C F A B ) m/l 611 ( M + + 1 ) 
(III) 7C « » «f ft C C34H M N 4 0 2 F 4 tLt) 

C(0 Hi* NM 

ft* It 6 6.8 7 6.2 7 9.1 7 

$ ffi fi 6 6.9 9 6.2 1 8.9 6 



£^00 18. 



9 



^ o f 



1,4 - * [ [ 1 -*V^a-s7'^^-3 - C 2, 
4-<5^7A^*D7x*A')^U-f K ] J f- ] 
<-< v M y 

(j) mp 89 ~ 91 "C 

(jj) Mass (FAB) m/z 639 M + +l ) 

(iiD 7c * # tfr fit C CmH^N.O^F, Ut) 





cm 


HW 


NW 


ft Kit 


6 7,6 9 


6.6 3 


8.7 7 


^ pi fi 


6 7.6 2 


6.8 1 


8.6 2 



* mm 19. 




I , 3 - * * [ [ 1 - - C 2, 

4-^7A/^-o7x — ^)^U^f K ] > 7" ^ ] 

(1) mp 150 - 151 *C 



Mass (FAB ) 


m/z 


583 


C M + 


7C 3f5 # *f fit C 


c«H M hr 4 o,F 4 


tU) 






CM 


H(*) 


NM 


ft K fit 


6 5.9 7 


5.8 8 


9.6 2 


% m fi 


6 5.7 3 


5.9 7 


9.6 0 



nmn 20. 




I,3-tT*[ [ 1 - Vfa~syi-A,-3 - C p 

A' ] K y 
(j) mp 169 - l 70 r 

(jj) Mass (FAB), m/z 703 (M + +l ) 

(HO 7C $ # #T fit ( C M H4 4 N 4 0 2 F fl Ut) 
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2lfl5#J 22. 



C(tf H{<0 N(# 

tt^flt 6 4.9 4 6.3 1 7.9 7 

^S'Jil 6 4.8 9 6.3 5 7.9 4 



%mm 21. 

® 

1 .3 - * [ f i - ^^ D ^ 7 -^ A ,_3_ 7x 
(D mp 160—162^ 

(il) Maaa C F A B ) m/z 567 ( M + + 1 ) 

(iiO 7C 5fc # #T fit C C*H„N 4 O a t L"C ) 







H(* 






7 6.2 9 


8.1 8 


9.8 8 


* nut 


7 6.2 7 


8.3 2 


9.8 3 




l,3-^[[l-y^B - (2, 

4-^7^*07x-=A')»>U>f K ] / ] ~* 

x -tr y 

(f) mp 1 6 6 - 1 6 7°C 

(fi) Maaa (FAB) m/z 7 7 9 (M+ + 1) 
(ill) 7C * # m tt C C„H a ,N 4 0 2 F 4 H t ) 





C ft* 


H M 


N (ft 


ft Wtt 


7 0.9 2 


8.0 2 


7.1 9 


n fill n 


7 1.0 1 


8.1 6 


7.0 5 



5i % m 23. 




1, 3 - ^ [ [ - ( o- 

/ U 7 i - ^ ) i) u ^ K ] / f- ^ ~\ ^ y M y 
(i) mp 1 6 0 - 1 6 2 a C 

Maaa (FAB) m/z 6 2 7 ( M+ + 1 ) 

(iii) 7c £ ft #r ft ( c M H M N 4 o 4 Ut) 





C 0) 


h m 


n m 




7 2.8 1 


8.0 4 


8.9 4 


H 90 fit 


7 2.7 8 


8.0 7 


8.9 0 



% mm 2 4. 




1, 3 - X X [ [ 1 - y^n^7 , ^-^-3-(2. 5 

y 

(I) mp 1 53 - 1 55*C 

(if) Maaa (FAB) m/z 7 0 5 (M++1) 
(iii) 7t ftfrffi m ( C M H M N 4 O t Cl4 Ht ) 





c f» 


H ft 


N 0) 


tt n fi 


6 1.3 7 


6.0 1 


7.9 5 


SI flti fig 


6 1.2 7 


5.9 3 


7.9 3 



3£ fa ffl 2 5. 




N , W — is & D^r*-/u-m-*S/y \s y V -r 

i y 0.6 g J: h y x ^ a- r $ x 0.4 4 g > ^ u 

V n 7 -f K20m^K:jgft¥L^iaT f N, N - s> > 

f ^ * ^ ^' ^ y i ^ d ij K 0.47ft »tf/ t i/V 



Sn?<fK5a**ffiTL12l9MK#L*:« ° v - > 

i, 3 - * * [ C \-*s 9 * ^ 7 
7 * - 3. K ) > f ^ ] ^ ^ 

^0.2 4g*ft6#%>£ Ltrt/wo 
(I) »H - NMR (CDCl,, 5 ppm) 

2.8 0 (12H, s ), 4.24 (4 H, a ) 
(fi) Mass (FAB) m/z 471 (M++1) 
(iH) . IR (cm-i), 1 6 5 4, 1 4 9 2. 1 4 6 0. 1 1 7 4 



n m m 2 6. 



CH, 



Oo 



6 



X V 0.5 g * n '^IfxSOmlKSJKL, * ffi T « 

f# L ft J& ; b 4 - ^ a p 7 x ^ 4 y v 7 * - h 



4fR ¥2-117851 (14) 

0.2 5 g ^ t tr n / 5bi^HTL/:o g 

tuo, tefiKtto 1. 3 - tr * C C 3 -(p-9 o 

a 7 x - ) - 1 -'y?u^7?-A'VV4 K • ] / 
7 a, ] -< *s * s 0.9 g * ft tz o 
(i) 'H - NMR (CDCl,, d ppm ) 

1.20-2.20 ( 2 6H, m), 4.4 8 ( 4 H, s), 1.12(2H, 

3 ) 

(jj) Mass (FAB) m/z 6 3 5 (M + ) 
(jjj) I R (cm- 1 ) 164 6. 152 6. 1496 

% m M 26 ilBlfillCLtfelTOIt^**?!/:. 



ft tt m 2 7. 



NO, 



9? 



i, 3-^^CCi-^^ 



7-^yu-3-(p-- 



(I) 'H - NMR (CDClj, 9 ppm) 

4.5 2 (4H. s ), 6.5 6 ( 2 H, s ), 8.0 4 ( 4 H. d) 
(ji) Msss (FAB) m/z 6 5 7 (M + + l) 
(Hi) I R ( cm" 1 ) 167 4, 154 2. 150 4. 1334 

Vk m m 2 s. 



n » w 29 



9? c a 
6 « 



W / N\ /NH 
Ch/ r 



1, 3 - * [ [ 1-^^ a ^7 * 3 - ( 2.4 

# > a o 7 x ^ ) 0 f "f K/ t 7"A']-<>'-tf>' 
(I) *H - NMR ( CDCl,, 3 ppm ) 

4.56 (4H, s ), 6.7 5 (2H, s), 8.1 8 ( 2 H, d) 
Mass (FAB) m/z 7 6 5 (M + +l) 
(jH) IR (cm" 1 ) 1 6 78. 1 5 8 2. 1 5 1 8, 1 3 0 2 



Oo 



H t jsj' _ j 's# a ^ 7' *f- As - m - *f y U Is f 7 
S y 0.5 g t n * * X 5 0 m£ ft ffl- L , 7* ^ T jfi 

L fa: t' x b 4 - 7 * ci 7 * - * >f y * T * - h 
0.4 6 g % ^ tr n-^*t/5fli^iTt?>o ^fla 

■C«#*/ 9 S-A>X'm&&l,X 1. 3 - * ^CCl- 
S/^n-vT'^-A'— 3- ( p-7A'^-n7x-A^) 

(j) mp 183 - I85t 

(il) Mass (FAB) m/z 6 0 3 ( M+ + 1 ) 
(iii) 7c % 9t tfr m ( C Jt H^N 4 0,P, Ht ) 

C W H 0£) N M 

It IT IH 7 1.7 4 7.3 6 9.2 9 

2i MiK 7 1.7 0 7.3 7 9.29 
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^ iS ffl 3 0. 



Oo 





li3-lf*[[l-'/^p 


-N ^ f- A> 


- 3 - ( 


h 


y ) * u ^ v ] / *> 


] -< ^ 




(i) 


mp 1 4 7 ~ 1 4 8t 






(ii) 


Mass (FAB) m/z 


5 9 5 (M + 


+ 1 ) 


On) 


7t % 9t ft fl ( C M H„N 4 0, 


t L X ) 






c m 


H ft 


N M 




It g (I 7 6.7 3 


8.4 7 


9.4 2 




II WJ fit 7 6.8 3 


8.5 6 


9.3 5 



p - 



im ¥2-117651 (15) 



n m m 3i. 



CH, 



CH, 



CH, JC < 



1, 3 - ^ J* [ [ 1-^; D^/f - (m- 

(I) mp 17 1-1 7 3 °C 

(ii) Mass m/i 5 9 5 (M + + l ) 

(ii) 7c & # #r ft ( CmHjoN.o, t u t ) 

C N H W N ^ 

St # tt 7 6.7 3 8.4 7 9.4 2 

^ IRIJ (ifi[ 7 6.6 5 8.5 4 9.2 7 



H tt m 3 2. 



Oo 

ch.4y nh o 



8 



1, 3 - -* [ ( i t 3 - -y ^ o / ^ ^ d i/ ^ K ) 

> ^ A- ] ~? ^ -fcf ^ 



Oi 
til) 
(ill) 



mp 16 5 


- 1 67t 






Mass m / 


* 607 


(M + + 1 ) 




7c * ft tfr ffi 


(C M H„N«0 2 


£ L X ) 






C (fl 


h (& 


n m 


St » ft 


7 5.2Q 


1 0.3 0 


9.2 3 


91 '3"J fl 


7 4.90 


1 0.4 1 


8.9 5 



nmm 3 4. 



■m « n 3 3. 



l.3-**C(S-->cyi>j,_i_ s ,,p^^ 

(U mp 1 7 3 ~ 1 74 1C 
(ii) 
(iii) 



Qo CH, 



1. 3 - f * [ [ 1 --^PA^f ^-3-( 0 -|. 

*) *> ) 9 u <i V ] t f- ] t ~s M y 

(i) mp 1 8 3 - 1 8 5*C 

(ii) Mass (FAB) m/i 5 9 5 (M++1) 

C m H m N tfty 

W 3$ <K 7 6.7 3 8.4 7 

f£ PI fl 7 6.6 7 8.5 0 



9.4 2 
9.3 3 



3 5. 



Mass (FAB) 


m/i 


595 ( M H 


- + 1 ) 




7C 35 # #f ff ( C„H M N«0, 


t L t ) 








c m 


H (ft 


N ^ 






7 6.7 3 


8.4 7 


9.4 2 


1. 3 


^ so <t 


7 6.7 4 


8.5 2 


9.3 5 


h o 7 



(jo no, 
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»ffl¥2-117B51 (16) 



(l) 
(fi) 



mp 2 0 0 -201^ 

Mass (FAB) m/t 6 57 (M*+l) 

7C 5R#tfr (I (C^H^NaOe Ht ) 

CR H 65) N 0£) 

Sf # M 6 5.8 4 6.7 5 I 2.8 0 

6 5.5 3 6.6 8 1 2.8 4 



*&mm 37. 



^ tt 04 3 6. 



NO, 



/CH, 
N CH. 



NH 



NO, 



1, 3 - ^ [ [ i--y^o-s/^-^-3-( o 
(j) mp 1 4 4 - 1 4 5t 

(H) Mass (FAB) m/z 6 57 (M + +l) 
(Hi) 7C % ft ft m ( CmH^N.O. £ L "C ) 



c (ft 
6 5.8 4 

6 5.6 3 



H {ft 
6.7 5 

6.7 1 



N 0E) 
I 2.8 0 
1 2.8 6 



0 



Os 



N 

CH,' I C 



N, N* — & *S 9 o *n 7 f- A- - m. - * f V ^ 5/ ^ T 
« X 0.5 g * n-^*-!fx50m*K:£*&¥L,*ktfrTte 
L ft * ; 7 x — A* "f V * X 7 * ~ h 0.4 5 g * 

3. fc, „ -^^irxSmZfcfaTLfco Si"C 2 B 

( $ \y 4 y ) ] > f > ] -< / -tf ^ 0.65 g *WtZc 

(j) mp 1 46 - 1 4 8t: 

(ii) Mass (FAB) m/z 5 9 9 (M + +l) 

(Hi) 7C & # « flfi ( C M H„N 4 S a tit) 

C (ft H <M N 09 

ttfftt 7 2.2 0 7.7 4 9.35 

% Mtt 7 2.2 1 7.8 4 9.0 7 



^I^f 3 8. 



/CH, 
CH, 



CH »\ l/C\ 



/ 1 V 



NHv 



NN-v>-> / ^D^s7'^A'-m-*^ y W X X 7 $ 
# L & fl* *< x -x A 4 y * -X 7 * - h 0.5 g * % 

ts*-^* j *y5mi*mT~rz>o nut- 1 2 

JUtftOl. 3-tf*[ 3 5 V x A- - 1 - X ^ o 

^^^A^^^u^f K ) > f ^ ] *<f*y0.78 
g * ft fc o 

(j) 'H - NMR ( CDCIj , 3 ppm ) 
4.5 6 ( 4H, s ), 4.7 4 ( 4 H, d ) 
(ji) Mass (FAB) m/z 6 2 7 ( M + + 1 ) 
(jit) I R ( cm"' ) 152 6, 138 0. 1324 



& tt m 39. 



N f N' - X X ^ d ^ y' f~ A - rn - * X U X x 7 $ 
X 0.5 g # O * H A- x x 3 0 mi K P - € 'J x X 



# A *T x 7 X K 0.5 g tempLtz&l&fWlMfb&ifo 

% -x y iitffi'-hJJ***-* t* ? y 7 < - t IS 
Mlfcifexf ^i-f ^t-^fifkLt 1, 3 - * * 
[[l-x*o-v7'*-A--3-( 3 - * y X A ) 2 
u "T K ] > t^] ^y*J"lf 0.5g||fco 
(I) mp 1 25 - 1 27 °C 
(jj) Mass (FAB) m/z 5 6 9 ( M + + 1 ) 
Gtl) 7C £ # « ft ( C 34 H44 N 6 0 2 t L t ) 

C(%) H(%) N(fo) 
it#{t 7 1.8 0 7.8 0 1 4.78 

mmm 71.97 7.76 m.65 

HI ft 39 t W«*c L tfelTO it4tto*W fc o 



40. 



Oo 



1,3 l-'/^B'v/^*-3-(2- 
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ft HI ¥2-117851 (17) 



(j) 'H-NMR (CDCh, * ppm) 

4.55(4H, a), 7.56(2H, dd ) , 7.65(2H, dd ) 
(jj) Mass (FAB) m/z 5 69 ( M + + 1 ) 
(iii) r R (cm' 1 ) 1 6 7 0, 1 5 1 8, 1 4 3 4, 1 3 0 2 



HJfi M 4 2. 



HflSfll 41. 



1,3-cT^CCl - >^cr-s7'^A/-3-(4 

U ) * u >f K ] y^^]-:^^^ 

(I) mp 119 - 121 r 
(jj) Masa (FAB) m/a 5 6 9 ( M * + 1 ) 
SB 7C $ » « fit (C,«H««N e O, tLt) 

C(%) H(%) N(%) 

tfrWfit 7 1.8 0 7.8 0 1 4.7 8 

£fll)tt 7 1.6 8 7.7 7 1 4.87 



1, 3-**[[3-(p-T-feh* f 7 * « A> ) - 

(|) l H-NMR ( CDC1,, d ppm) 

2.2 8 ( 6 H, a), 4.5 0 ( 4 H, a), 6.9 0 ( 4 H, d ) 
(jj) Mass (FAB) m/z 6 83 ( M + + 1 ) 
Oil) IR (cm" 1 ) 1 7 66, 1 6 5 2, 1 5 3 2, 1 5 1 0 



^ifi^ 43. 



Oo 



2 HCI 



1, 3 - fcf * [ [ 1- ^^n-.r^A--3-(p- 



( 51 M n 28 O ft ^ % ) 3 g * tf N , >T - y / f- A, * 
A* 7 i K 50 mi K 1 0 % Pd * - ** x # 3 0 0 mi * 
Ua ^/c^7k^^7c^?r 5 o flr 5c £ r * ft iR S * 
fc MLtFtt**EB*-f* 0 5$ ® 1fc * 

^ t ic J; o i, 3 - * * [ [ 3-p - r $ v 7 * - 

^^^l.SgfcjfcflttftsfcfcLjCWfco 2 hKfa®L 

^tffUflLt 1.3 [[ 1 - V ? u ^ 7 f- a, 

-3-(p--ho7x^yu) 0 U >f K ] / ^ ^ ] 

y M y 2 J£ 1.1 g * HI «, 

(j) mp 2 28 -2 3 2 'C (dec ) 
(li) Masa (FAB) m/z 5 9 7 (M* + 1 ) 
Clij) 7C & ft ft (I (C,«H 50 N«0,C1 2 Ht) 





c(%) 


H(%) 


N(W 




6 4.5 6 


7.5 2 


1 2.5 5 


x mii 


6 4.2 8 


7.5 3 


1 2.4 8 



nmm 44. 




• 2HC1 



1 • 3 - * * [ [ 3-(m-T;y7x-^u)- 
1 - V V o ;/ ^ * f 4 K ] / * ] *< y -V y 

i\) 'H - NMR (DMSO-dj, ^ ppm) 

4.5 6 (4H, a ), 8.6 0 ( 2 H t a ) 
(li) Maaa(FAB)m/a 5 9 7 (M + + l ) 
(Hi) IR (cm' 1 ) 1 6 4 2, 1 6 1 0, 1 5 4 2, 1 4 9 6 
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%mm 45. 



(J>° nhT 



1 , 3 - * [ [ 3-('o-TS/7x-aO- 

1 - ♦y^D^^^-A^^u-f K ] > f ^ ] 

2 J^L 88 ifi 

(j) »H- NMR CDMSO-d 6 , « ppm) 

: 4.5 6 (4H, s ), 8.6 5 ( 2 H, s ) 
(jj) Mass ( FAB ) m/z 59 7 (M + +l ) 
(jiD IB (cm* 1 ) 163 6, 152 2, 1458 



nfoM 46. 



NH Ac 



•NHAc 



?JIS1¥2-117B51 (18) 

1. 3 - * * [ [ 3 - ( P --r^y7x^^) - 
1 - y ^ o ^ 7' f ^ D K ] / f . ] -< y * y 

( fli ffl 43 O <fc ) 0.29g, m*f*7i^ 0.12 

gtttf '^^ o " > 30BifK*^T, ft # u fx a ; 

7 -t f ^ p V K 92 rug fc^tr '^pp/^5b« 

* « T i" * • «fi^2B*M*ff*EI5tt***K. 

^ I- ^?7-f - ICt)l«L*lft«01,3 - ^ 

* [ [ 3 - ( p - T -fe h T ^ K 7 x = ) - 1 - 
*sfv^-7l'/uV\s4 K] > f A' ] -iy-t* / 150 
a« * ® tz o 

(|) 1 H — NMR ( CDC 1 j , 3 ppm ) 

2.10 (6H, a), 4.0 8 (4 H, s). 7.0 0 ( 4 H, d ) 
(11) Mass (FAB) m/z 681 ( M* + I ) 
(j|j) 1R (cm" 1 ) 1 6 6 6, 1 6 5 0, 1 6 1 4, 1 5 5 6 



mmm 47. 

Oo 



I, 3 - * * [ [ 3 - ( p-T?^7x-^)- 
l-5/^a*x7'*'*'*f'f K]>f-A-]-<X-tfy 
( IS ffi #1 4 3 O ffc ^ 1fc ) 0.4 7 g, 3 7 Jo * ^ U X 
0.31 g *t" tx x * y - A> 20 aZ IC M it 6 & 5 0 ml tc 

ao * * -r * <, mfeo**#;v*ft«K3-*fc»» 
iat%r ¥ gu l ft * ^ a* -r * o s to y u * 

O 1, 3 - * [ [ l--y^n^7*f-A'-3-(p 

- # t + * r i ; ? * - ) v \s <i K ] / ^ >^ ] 

x Hf X 0.3 7 g * « fc • ^^y^^JfiKtW.i 

* ✓ gEL-cwfciitt*** y - k -c 

fifttKtUO, I. 3 - * * [ .[ 1 - f * « 
^7*^/^-3-( p-Vt+fi'Ti S ) 7 x - ) 
? f 'f K ] / f ^ ] X ^ / 2 0.25g ^ 

*§ fc o 

(j) mp 168-170*C 

tjj) Mass (FAB) m/z 653 ( M* + 1 ) 

OiO 7t 9t &m (C 40 H 58 N 9 0,C1 2 £ L X ) 

C(?o) H(%) N(%) 

£t # <I 6 6.1 9 8.0 5 1 1.5 8 

'Xfflltl 6 6.2 1 7.8 7 1 1.4 1 



48. 



Qo 

w CH, \/^ N(CH,) « 



1, 3 - * -* C C 3 - ( P - T S S ? x = >u ) - 
I _ .y $ a 7* *> * ^ /I K ] > * ^ ] *< f * 
,( ^SS^i 43 0{U«5) U, 35% ^ /u-r «J y 0.29 g 
^ ^ tr * * ^ 50 ml K & <t 0 100 ou un *. 
7k^-r6 0 tK5K^^ o • ft W ill 4 * tc * « *r ^ 
M L (p m * m EE s * -f ^ • * f 

_ [ [ i - y f a A* - 3 - ( p — 

y$ S7 *.-*') v y 4 Y] > ^- ^ ] - 3 - [ [ 

l-.y^o^7*^-/u-3-( p - / f A'^s* ^7* 

(j) ' H — NMR (CDC1,, 3 ppm) 

2.7 4 (3H, s ), 2.8 4 (6H t s ), 4,4 6 ( 4 H, s) 
(jj) Mass (FAB) m/z 6 38 ( M + ) 
QlO IR (cm") 164 8, 152 0, 132 0, 1240 
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fztow 49. 



NHCH, 



9° 



1 . 3 - * [ [ 1 - y^o^7'f-^-3-( p 
->^^T^^7x-/^) 7^4 K ] > ^ A' ] 

X -tf y 

(|) 1 H - NMR (CDClj, J ppm ) 

2.7 6 (6H, s), 4.4-6 (4 Hp s), 6.4 6 ( 4 H, d ) 
(jj) Mass (FAB) m/r 624 ( M + ) 
(jj|) IR (cm") 164 8, 152 2, 148 8, 1464 



HM 91 50. 



Oo 



3SIH¥ 2-117651(19) 

1 - [ [ 3-( v~TiS7*-A')-\-V 
?o^-/f-*,VV<i K ] / f * ] - 3 - [ [ 1 - 
.X>?a-s.7'^/^'3 - ( p - J <f- fi>7 i S y * 

) 7^4 K] / ^*^]^<X-tfV 
(|) *H — NMR (CDC I,, S ppm) 

2.7 6 (3H, s), 4.4 8(4H, i), 5.9 2 ( 2 H, s ) 
(jj) Mass (FAB ) 6 10 (M + ) 
Qjj) I R (cm* 1 ) 1 6 4 8, 1 5 20, 1 2 38 



n m m si. 



Oo 



1,3 - [ 3 - ( p-7-feh*S'7*-AO 

x(HJS^42Ofk^^)2g,i^/-^30in^, 5 
% J£ & h U jATKSOm^S-tflOftPfltra&Stffe 



«t^y-*lf»ISALt 1.3 - * [ [ l - 

-y^a-v7'f-/u-3 - ( p — t Ka^*v"7i— A^) 

(I) mp 2 3 0 -231 fl C 

(H) Mass (FAB) m/i 5 9 9 ( M* + 1 ) 

CUP 7C % ft « (1 ( C M H«.N« 0 4 i L t ) 

C(%) H(W N(%) 

it £ fit 7 2.2 1 7.7 4 9.3 6 

£ilDJi£ 7 2.1 8 7.7 2 9.2 3 



nmm 52. 



:«v T /c 



/CH,\I/C S 

N KH 



N , N' — & y 9 v -/ f- & - m - * *y »J \s y V 7 
i ^ 0.8 2 g , 2.4,6 - h U 7^*0 7 x - a- ii * 
'< i *s WL y x - A* 1.2 6 g U X If 5 0 mi <D > a- x y jS 



50 ra* *3 O 1 NTkSHfcT- h U 7 a -C 2 El , fcKfc 
Jfi"7k "C -ft » L fc o ®«**&*«»-** r *4'**"e 
« ift L « . ««**ES*L, & @ %l * 7 * h 
x X W IS ft L . I.3'-**[[l-*'*» 

's 7* f A' - 3 - ( 2. 4, 6 - h 'J 7/v^-o7x-A) 
7 f -f K ] ^ T » ] *< V -fe' x 1.0 2 g ffl o 
(j) mp 1 0 7 - 1 08 °C 
(li) Mass (FAB) m/x 6 7 4 (M + ) 
(\\\) 7t £ # #T fffi ( C 3a H 40 N 4 Fo O, t L t ) 

C(%) H(%) N(%) 

it U ft 6 4.08 5,98 8.3 0 
Xffl|.tt 6 3.88 5.9 5 8.2 9 

m & tc l -c <o ft # « * m ti o 
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?$fifl¥2-117B51 (20) 



xnm 54. 



ch «nY^nh/0- OCHj 



OCH, 

qch, 



CH,'X "V 

O OCH, 



OCH, 



1.3 - * * [ [ 3-( 2.4.6 - h h * 7 x 

~ yu ) - l - y?u^7l-A'<>\s4 V ] * 7 * I 
y M y 

(j) mp 133 - 134.5 'C 

(ii) Mass ( FAB) 747 ( M*) 

Qil> 7C-* * «f fit ( Cn^N.O. t Lt ) 

C H N 

ft#fiE(0 67.54 7.83 7.50 

mmmw 67.0.7 7.84 7.33 



N(CH,), 



2HCt 



X CH,' I 



N( CH,), 



1.3 - * [ [ 3 - ( ra-T?> f 7x~A')- 

l - >^D'\7'f L A/^l/^ K ] * A* ] ^X-tfV 

( ^^^9 44 <D<t&%0 ) 0.50 g, 35 % * A> a T, * 7 s 
b K'tt 0.l7a4 v T * h ~ h »; a- 30 ml *S X 100 m* 
O^DD*^fi#»4:afiT!H»L, O.llgO 

& # & , 35%*^a7^7 ! k KKO-lTi^itf* 
3Mb S" T ✓ * * £ * h V ^ a 0.111 4rlDjL 2WIHI 
« * L , »» li^lDi 30^«j» Lfc. » * * 
1 N *® <fc i) 'J * a 50 ml X-ffc 8» L , * JI * 100 
O^PB*/UAt*30«imL t LA: 
& , * & * t ft » L f *l*«lthHAt«tt 
Lf: 0 ©&*«aES£L, 2* 9 fc> * 5/ IJ iJ ¥ A* ^ 



1,3 - tr * - [ [ 1 

» s /u ) 9 Is 4 2 J£ $ 

0. 25 g V *K fa ^ 0 * t L XmtCo 

(j) 1 H - N M R ( y / *}- A* as fa *c -y K-dfl, 5 ppm ) 

3.13( 12H, s) r 4.59(4H, s) 
(jj) Mass (FAB) m/z 653 (Mtl) 
fljj) IR tcm"') 2936, 1 654, 1 540, 1464 



& m n 5 s. 



N(CKj)a 



9? 

-_y CH '\l,/ C N 

(h)° N(CH,) t 



1 . 3 - fc? * [ [ 3 - ( 0-T*y7*«/O- 

( H M ^ 45 O ft ft ) 0.6g, 35%*A'A7A'f 
fc K ft 0.43 mi, 7 * b * M ^ 50^* J: 50^ 



fk^r-/*^«^hV^A*fti3Lfc. 2 i$ m at r# 

& , 3 5 Jo * a* a T A* 7* t K ifc 0.43 mi *J J: X$ 0. 1 2 g 
0**<fcfT-/**JR*-h U C a tilDl 2 ^fyjjS 
»Lf: 0 l«^O*«%rl)P?L30^tt»Ufc*fC»a« 
tiSESit, R|»icso><o iK*»fl:*H 
A^j&n^., 5 0'BiO ^ o o * >ua-c- 3 ittiui, IS 
* a * a 7k -e ft » l fc o *a-c%«l 

J: 9 # IS & L , 0.16gOl,3-^[ [ 1 - ^ 
a / f ^/ - 3 - ( o-y>^A-T;y7x-yu) 

(I) mp 159~-160 # C 

(II) Mass (FAB) m/z 653 ( M + ) 
OiD 7C # m ( C^H^O, at) 

C H N 

W-»ttWJ 73.58 8.64 12.87 
73.42 8.75 12.76 



-540- 



raiSJ¥2-117a51 (21) 



O F v 



1 , 4 - fc? * [ [ 1 - y^P^*v'A'-3-(2,4 
«--y7/V7j-P7x-^v) 7 I"* 4 K ] 7" =» fc* ] 
x -tf x 

(j) mp 76-78'C 

(ij) 'H - NMR ( CDC1 3 , i ppm) 

2.64(4H,t), 3.20(4H,t), 6.26(2H,d) 
(jiD 7C 3 # (I ( C„H 40 N 4 O t F 4 Ut) 

C H N 

H-jffiK*) 68.45 6.95 8.40 
gjRljttM) 68.66 7.1 3 8.22 



^ffiW 57. 



y> F 

1 , 3 - * * [ C 1 -«/^p^ + «^^-3-(2,4 

(j) 'H-NMR ( CDCl s , <3 ppm) 

2.88(4H, t), 3.32(4H ( t). 6.38(2H f d ) 
(jj) IR Ccm"') 2944, 1 654. 1522, 1432 



0' 



com -(h) 

CONK ~{h) 



•> ^ a ^ / f A' 7 ; x 20.8 g , M) i t ^ 7 i 
x 20.25 gJfc>^l^x^a^-fK 500 niiK ISi t . 



*k # T -f v 7 * a,& ? a y ki 7. 0 g *r fla 

fc • MIBT2R|P B Hft«£& t K IS « ^ 7k 5 0 0 m** 

ED * ^6 1 -tf ft e> © a IR * 7k /S A* S3 IR t£ K ft 6 
•S-etw^?).WUiL/cll(*:%r^^L, y ? ^ y ? 

a 7 f K , 7k t* UK & «t # !£ 4£ L -C N , N'- s V 7 

* ^ 7 i- * 4 y 7 * WL T £ K 2 8. 7 g * ft tz a 
(I) mp 285 — 286 *C 

(H) IR (cm* 1 ), 326 4, 1 6 4 8, 163 2, 1560 
(ill) Mass (EI, IN BEAM) m/z 3 5 6 (M f ) 



0 



% ti& n d 

N CH,NH -^7) 

n m m A -C ft tz N , N' - it is * a + a, 4 -/ y 
A*mr i K24.3g->Mix 5 0 0 nUttlBL, 
g jg ffi » T , **ffctf*< 2- / 50 
T ^ ? - 7 a 7" h 7 a 7 0 % h ^ x v ft 9 6 
* tiK T L o 3 b# M jOq /ft a Aft & , 7k ft T 2.5 NtJc 
<fc 7" h «J 7 a t}c *g & 400 mJ*'> LdC3DQ^/;^^ 



7* A- - m — * y \/ y V 7 $ y 2 2.2 g * ft tc. 
(j) «H-NMR(CDCU, ippm ) 

3.7 4 ( 4H, s ), 7.0 8 — 7.3 6 ( 4 H, m) 
(ii) IR(cm' 1 ) 293 6, 2860, 1 462, 1 1 1 4 
(iiO Mass (FAB) m/z 3 2 9 (M + + 1 ) 

% m m c 

(h^-nhcoch, ch,-^^- ch, ch, conh-(h^ 

y 7 a ^ * y a, 7 £ X 4.9 g , h y x /u 7 J x 
5.4 g / f- \y y 7 a 7 ^ K 1 0 0 mi K ® « L r 
^ta^Tl,4~7x^^X^7'o t'pi-X®?^D 7 

-f K 5.8 g * an * * o ifiT3i*M«|$«, K IC 
«(CzK500 m^»n^t^*i * 4? fc a"» « «L K * zk 

jb a» » » «: ^ ■«> -4 -e »n ^. ?, • WtoL/wfS«c^F 

LtN,N'-i*'/M'Nt'/^ - 1,4 - 7 x - 
^ 7' a t' i y g| 7 ; K7.4gt»f:. 
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(i) mp 2 6 7 — 26 9 r 

((j) rR( cm' 1 ) 3 3 1 2, 1 64 2, 1 5 4 8 

C tffl&.K I, X & T <D it & %a * & & L teo 



^H.CONH-^h) 
CH,CONH-^H^ 

N , N' — & V o *^ * *S * — 1,3 - 7 x-WXC/ 

m r $ k 

(i) mp 22 1 — 2 22T: 

(il) • IR(cm' 1 ) 3304, 2944, 1 646, 1 550 
£»0J E 

^H^-NHCH, CH, CHr^^C 11 * CHl CHt NH "^) 

N , N' — & *s 0 * ~* * *S f — 1,4 — 7 x u v •>> 
7* d t' ^ y K 7 K 1.5 g * & i& b * * K » 7 * 
x 2 0 mt K & *0 L , 7 ^ * * %ffi* t 7K^T, * 7 



ft Rfl ¥2-117651 (22) 

x - ffi ft ^ / * ^ f* 2.4 n J * ffi T £ 4 B$ fol flO & 9 

■C30 ^laj?^, ^a'7K^Tfia^K2 ( n^»D^30^ 

AKSl*L*»<fc7^ * a * » « -c- r ^ a y is- 

ft # <D N , N' - *> f 9 o ^ * f A' - 1 , 4 - 7 
;/ ^ 7* p t* /u T I ^ LSgtUfci 

(j) 'H-NMR ( CDC1, . a ppm ) 
7. 1 2 ( 4 H, 3 ) 

(jj) IR(cm" 1 ) 2936, 2856, 1 5 1 6, 1452 

(itO Mass (EI) m/i 3 5 6 ( M * ) 

n mm r 



CH,CH,NH h(h) 
CH,CH,NH -(h) 



N,N'- , /'/^B^*i'^ - 1,3 — 7 * - f V 4? 
x f- ^ T S X 

(i) 'H-NMR(CDC1, f Jppm) 

2.9 0 ( 8 H, t ) 
(H) IR(cm~ l ) 2936, 2856, 1 452, 1 1 30 

ftSA tTS± ■ r « tb 
#Sirb ft # £ = 



-542- 



ft IKl ¥2-117851 (23) 

©Int. CI. 5 NHUG* Jr^S## 

C 07 C 275/36 6761 -4H 

275/40 6761 -4H 

335/12 7419-4H 

C 07 D 213/75 8314-4C 
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